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Subject of the invention are disazo compounds of the 
formula I 



COOR 



COOR 




CH. 



in which R is alkyl with from 1 to U carbon atoms, 

X and Y are hydrogen , chlorine , bromine, methyl, ethyl, 

methoxy or etho^y. 

The invention further relates to a process for the 
manufacture of the above-mentioned disazo compounds, 
which comprises diazotizing compounds of the formula II 



II 




ROOC 

in which R has "the meaning mentioned for' formula I, 
and coupling two molar equivalents of the diazonium 
25 compound obtained, or of the -Mixture of two or more 
diazonium compounds from compounds of formula II with 
one molar equivalent of a compound, or a mixture of 
two or more compounds of the formula III 



30 



J il 




hi 



3? ir. which X .i-.v: 't urc defircu tor formula I above, 
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Another subject of the invention is the use of the 
disazo compounds of the invention as colorants , espe- 
cially as pigments. 

5 Suitable.; amines of the formula. II are j, Cor example: 
. . : : 3-Nitro-fl-aminobenzoic acid methylvester>- 
\ ;3-Nitro- l <-aminoben2oic acid ethyl ester : . . 
3-Nitro-^-aminobenzoiC; acid-n-propyl" ester 

. i TO / \3-N i t rd^ -am i no be n zo ic acid-n-butyl ester "'' 
\ ; > i3^Nltro-U-aminobenzoic acid-isobutyl ester 

3-Ni tro-*J-aminobenzoie acid-1 '-methyl-propyl ester. 

The amine of. the formula II may be diazotized for 
example with alkali metal nitrites or lower alkyl 
nitrites with sufficiently strong acids, especially 
a mineral acid, but also with ni trosylsulf uric acid. 
In this process step as well as in the subsequent 
coupling it may be advantageous to add surface-active 
agents, such as non-ionic, anionic or cationic dis- 
persing agents. The diazotization is suitably carried 
out at -10 to +30°C, and the coupling is effected at 

0 to ^0°C. 

25 As coupling components there may be used, for example: 

1 f JJ-Bisaoetoacetylami.nobenzene, 
1 , *J-Bisaceto?.eetylam:no-2-chlorobenzene , 
1 , 1 i-3isacetoacetylamir 4 o-2,5-dichloroberiZ.?ne, 
! , 4-Bisaccto?.cetylaminc~2-met hylbenzene , 

30 1 f 4-13 i sac e to acetyl ami no- 2 ,5 -diethyl benzene f 
! , *i-Bi sac et one cly Ian; j yberr/.enc- , 

1 , ^-oisacetoacetyi a.ti j .S-cliir.cthcxybenze , 
» , ** - 131 sac etoaccty lami no-2-bron.o benzene , 
1 , '«-Disacet oacety lanino-2 , 5 -dibrono benzene 
35 1 ; ^ -Hi s Acctoacetyl amino- 2- ethyl benzene, 
1 , 'i-3isacetcacetylamin> 2-etnoxvbenze , 
1 ,^-nis2colociC(»tyla;;i no- 2- meLhoxy-5-methyi benzene , 
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.1 ,^-Bisacetoacetylamino-2-chloro-5-.*nethyl benzene and 
1 ,^-Bisacetoacetylamino-2*chloro-5-methoxy benzene. 

The dia2obi2afcion and coupling may also be carried 
; out; in ■• the presence ; of suitable organic solvents, 
such -as glacial acetic acid, lower alkanols, dioxan, 
fprmaraide, dimethyl /formamide, dimethyl sulfoxide, 
.pyridine or; Nrmethyl-pyrrolidone; In order to obtain the 
full; tinctorial strength, it is often advantageous to 
heat the coupling mixture for some tine, for example by 
boiling it or maintaining it under pressure at temperatu- 
res of more than 100°C, optionally in the presence of 
organic solvents, such as lower alkanols, for example 
ethanol or isoLutanol, halogcnated aromatic hydrocarbons, 
such as chlorobenzenc or dichlordbenzenes^ e*g; o-dichlo- 
robenzene; dimethyl forrnamide, N-methyl pyrroiidone or 
in the presence of resin soap. Particularly pure pigments 
of high tinctorial strength are obtained with the 
products of the /invention, if after coupling the moist 
press cakes or the dried powders are subjected to a 
thermal af tertreatment with organic solvents, such as 
alcohols, above all lower alkanols, pyridine, glacial 
acetic acid, dimethyl fcriaamide,- N-methyl pyrroiidone, 
dimethyl sulfoxide, halogenated aromatic hydrocarbons 
such as chlorobenzene or dichlorobenzenes , for example 
o-dichlorobenzene, or nitrobenzene, or if the pigments 
are subsequently ground with the addition of grindir.g 
auxiliaries. 

0 

The term "lower" r-iiatir.r, to alky! radicals includes 
groups of fror. i to 6, especially j to U, carbon atoms. 

The pigments snay else be prepared in the presence of 
a carrier r-r.^crial, for example barytc. 

The novel compound? are wator-insolublo and 'insoluble 
in the ec/»:.r.on organ is solvent. - ? and are suitable for 
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pigmenting printing inks, varnished and dispersion 
paints, for dyeing caenjtchoue , plasties and 'natural 
or synthetic resins. 

5 They arc. further appropriate for the pigment printing 
on substrates, especially textile fiber materials or 
other flat articles, such as paper. 



v-i * t ■ * 



The . pigments rosy also be used for other fields of 
application, for example in a finely devidod form of the 
^dyeing of rayon of viscose or cellulose ethers or 
esters , polyamides , po.l yurethanes, polyglyccl terephth.v- 
lates or polyacrylonitriles in the spinning mass, or for 
the dyeing of paper. 

The pigments have a high tinctorial strength and can 
easily be processed in the medium. 1 : mentioned above. 
The dyeings have a very good fastness to light and 
weather and are resistant to the influence cf chemical::, 
20 especially to solvents. 



15 



The following Examples illustrate the invention, the 
percentages relating to t-,2 weight. Temperatures are 
give: 



o ^ 

in 



10.5 grams of 3-r.itro-ii-anirso6?r.xoie acid ethyl ester 
are stirred for 1 hour at :3°C in a mixture of 80 ml of 
30 glacial acetic ac:c! and o ml cf 31 % hydrochloric acid. 
Thereafter 10 nl of W so<iijir. nitrite- solution are rapidly 
adced dropv:isc, and stirri*:? is continued for 30 minutes 
(Disazo solutUr.). 7.3 g cf 1 , • l ;-his*ceto-ac'vtylan.ino- 



benzene are s f JSpori^*d \ 
* x w u .* r, ^ „• . j .. 3 " : : .: 
t h e a b *j v ?-•!«? n *. i c *i •? c : * 
a ->t i rri vca.sjl. :« 



POO nl of water ir.d dissolved 
:* *.\Jr*. c « i*?n . For covpJirv 

; /'-.lu!: i Oil ;s i nt ro-N^ed into 
- '! * h r: 1 . ; ly- water 
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and 10 ml of a 10 % aqueous solution of oleyl slechol 
which has been reacted with 30 mols of ethylene oxide. 
Within one hour the alkaline solution of the 1,'i-bis- 
aceto-neetylainino-benzene is added .dropwise, while 
5 roaintaininG the pil at about 3 - H, with a 5 % aqueous 
solution of sodium acetate. After finishing the coupling 
stirring is continued for 30 minutes, the product is 
suction-filtered and washed with water until salt-free. 

10 The press cake is suspensed in 600 ml of dimethyl 

rormamide and after heating to 130°, it is maintained 
at thin temperature for 10 minutes. The pigment is 
suction-filtered again, washed with dimethyl forraasiide, 
methanol and water and dried. Yield: 17 .2 g of an 

15 intensely reddish yellow pigment pf the formula 



20 



25 




IS 




YY 1 "' 



o 



exam ple _2 



^•'•"C c?f 3-nilro-^-rifninobcnr.oir; zciz auth\l eztzr are 
30 stlrrad in of loO r.l of glacial aortic acid 



and 30 r.3 of 



hydrochloric acU. The rfdCcion mix 



Lure is cooler, to "0° «-;-. J uno^r sjrfnc-:' of Ihis 

Mixture there is rapidly introduced n solution or 
20 nl of f i ^-:oJ : -t. ni. rite (Jia::o coapoiicr.*. . ) 
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16 gof 1 , ^-bisaceto-aoetyl-anino-2-methoxy-benzene 
are dissolved in a mixture of 300 ml of water and 
10 ml of 33 % sodium hydroxide solution (coupling 
component). For coupling there are first introdu-eed into 
5 a stirring vessel 300 nil of ice rater, 30 ml of 2 N-sodium 
acetate solution, 6 ml of glacial acetic acid and 20 ml 
of a 10 J aqueous solution of olcyl alcohol which has 
. been reacted with 30 mols of ethylene oxide. At 10° 
%Z; the solutions of the diazo and the coupling componenet 
Vo flow within one hour simultaneously to the buffer 
~~ mixture. After coupling the product is heated for 30 
minutes to 80° and suction-filtered. The Di^me^.t is 
dried- at 70°, heated for a short time to »1C° in '100 
mi; of E-tdethylpyrrolidone, suction-filtered, washed with 
15 methanol and water and dried. 3^.8 g of reddish-yellow 
pigment with high tinctorial strength of tin* formula 

H 3 COOC 

20 





are obtaineci. 

30 The fcl lov:i table fives f;jrlh<rr •Examples of disaso 
composer ;;hich are c*jt-ji::c-j by ccup] i r.v; t.K ;: d j *:;:r-. i::ed 
aromatic a.ni.ncs connor:'.::*. ) of the fcr^-jlh II *-i'.h 

t.ho courlirv; '.ro.trfionont^ of tr»r? formula IT": 
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Example Koriauld II 
No. a 



Formula III 
X Y 



tint. 



10 



3 
'l 
5 
6 
7 



CH. 



CH. 



CH- 



CH- 



CH- 



H . 



CI 



OC 2 H 5 



CH., 



CI 



CI 



rcddish- 
yellow 



oranG-- 

r eddish- 
ycl lov.' 
yel lo.i 



15 



25 



9 

10 



12 



13 



15 

30 16 
17 
IS 
10 



CH. 



CH. 



C 2 H 5 



OCK 



3 



20 1 1 "CgHg 



C,H. 



c 2 ii 5 



C 2 H -3 



CH., 



CH 



3 
CI 

CH 3 

CCH 3 

CI 

CH, 

OCli 3 

Br 



OCii 



ocn. 



en. 



3 

H 
H 

t; 

ci 



CIU 



or.:; . 



cn 3 



yellowish- 
brbun 
oranc' 

reddish- 
yellow 
yellpwisii- 
orancc . 
oranc.o 

greenl :?h- 
yel lov: 
yc 11 owi 
oranr/: 
yellowish- 
brown 
redd i r.h- 
yellow 
oranr.fr 

rcd'ii s**-- 
yo\ low 
11 



(3010 
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1. A compound of ths formula 
COOK 

6 




wherein H is alkyl of 1 to *l carbon atoms and X and 
Y are hydrogen, 'chlorine, -.bromine,, methyl, ethyl, 
methoxy or cthoxy . 



i'j t. A compound as claimed in Claim 1, wherein R is 
methyl or ethyl. 

3. A compound as clsisico in Claim 1, wherein X and Y 
arc hydroEa?n," chlorine, rnethy.l or nethoxy. 



20 



*\. The corr.poum! as clained in Ciaix 1, wherein K is 
ethyl and X and Y arc hydrogen. 

5. The expound r.s cL.vi:.:ec: in Clnirs 1 , wherein H is 
wothyli X s 5 nothoxy and Y ip ■ hydroceri; 

6, TiKr co/rpoutv.; a.-, clvl^d in Ci?.i:*! i, wr.crtiin t< i:> 
r>ti:yl ;«nd >' -mc! Y r.ro hy .'ros*: n . 
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6. The compound as claimed in Claim I, wherein R, X 
anc< Y arc ncsthyl. 

9. The compound as claimed in Claim 1. wherein R is 
ethyl and X and Y are methyl. 

10. The compound as claimed in Claim 1, wherein R is 
ethyl and X and Y are chlorine. 



'VW ftrll . A process for the pr eparation of a compound ar> 

claimed ir, Claim 1 which comprises di&zoii'zins two 
molar equivalents of a compound of the formula 21 



15 



NO. 



aooc 




ii 



20 



and coujjJinc cr.r.o n consi:r<ur,<j of the 'formula I J J 

X 



25 wherein n, X and Y arc as ocfinra in Claim 1. 

12. A process a:: ci&i-ood in CI wiv 11, wherein a mixture 

of amine? of forrvjla II a r »? d t:.r.ct:zcd. 

3' ; • : - n procear. C 1 1 '*. in C 1 =i 11 an'J 12, v.^.^rcin 
the d i H?.r.- Li •/ i-*;r,c or of v. in of is 

coupled onto r-. r.ixtur-" ;f ;:?- prur.c's of forr.ul-? IT;. 



1 . #: p r o c * .x s f o r pi i; :i « n t i n 3 ? r 4 L i r 1 v c wh i c h c c:n p r • t# * : 
' i i n o C r p r r :•: M 'i 7 in !: ; i s* * i r: i .1 rjon po » j n d s 

claimed in CI* 1 . 
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